Nihotz[9], E/-EESNHRE
BTCHREBANLDBRE L RBET
Hot,

PFOA « PFOSO JR P HEit £:131 H 20ng
EETHBB10], FEARLKENL
OWEBREEL10gIF & & 20, T
METOBWREZE~O—FEOHEN
TR,

SHITREZF LMD RNT X
MR EZITV., ZO05EM DR
BoEMOBEEZH LML TINL
TEBKETHHEEZLND,

E. &%

b b I35 S PFOARE BE X = D 204E
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BWTEWEZSR LA, B FFF
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b EFLTW:,

F. #ERfabRind
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G. HFFEREK
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Harada K et al.

Renal clearances of perfluorooctane
sulfonate and perfluorooctanoate in
human, and their species-specific
excretion. Environ Res. Available
online 18 January 2005
doi:10.1016/j. envres. 2004. 12. 003
Harada K et al.

Airborne Perfluorooctanocate (PFOA)
may be a Substantial Source
Contamination in Kyoto Area, Japan
Bull Environ Contam Toxicol. 2005
Jan, 74(1) :64-69

2. ¥RREK - TOM
£75E HABEFEIWRSR. 200553

H27-30H
FHEZ, £ MBI v74nR
A2 & B (PFOA) &~ N7 Fd v F
7 HANK B PFOS) DE T VT
FUADRHEBELEDHEI I = 1—
a v
HEFFao—%2 (Society of
Toxicology) H44EIERMES, 2005
#£376-10H
Renal clearances of perfluorococtane
sulfonate and perfluorcoctanoate in
humans, and species—specific
excretion of these chemicals.
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Yoshinaga; N. Saito; M. Kimura; S.
Shimbo; A. Koizumi
Fa4E] LHPEERBAFE, 2004411
He6H
B rZBTARALTINF LT H
Bt (PFOA) & =7 Fdaty 7R
NERVEBEPFOSYDBEZ VT 7R L
FEZEOMTREICRITTRE

FHEE . #F EERTF FIERF.
Eok{lR, BERE, ATH S, #
RE—BR, NRIER
China-Japan Joint Symposium on
Environmental Chemistry, 2004 (H
fRE{LFEES I R T T L), 2004
#10820-23H
Analytical Method for
Perfluorcoctanoate  (PFOA)  and
Perfluorooctane Sulfonate (PFOS) in
Ambient Air

SASAKI, K., YOSHIDA,T., OZAWA,
K., SAITO, N., JIN-Y.H., KOIZUMI, A.
Perfluorocctanoate and
Perfluorooctane sulfonate
Concentrations in Surface Waters in
Japan

SAITO, N., SASAKI, K., HARADA, K.,
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FAGBRENARMNE ((LFEWEY R BESEE )
SHEBRREE

PFOSEU'PF OADGIIERRSRE

SHEFAE Wik Bt SFRREREMELVF—EHE

WERER

o AR—T v o eEiE, RSP O NOAEYNORIEEN D A TRE
i E CThH D, AMICEETH S POPs @ [t MREDFLE & Bt T8)
#1795 BT, FOCs X ni5 G Th 5,

4 EliX, FOCs M PFOS & TF PFOA DB 25 L, ot e Lk
Dt R BF - MERETHD, TOHEER, RITHOVWTIRLC/MS ZRHWTA—
FUoNICbLBERTCE s FEERRCEL,

FEEERE LT, Mg PFOS R UM PFOA ZABXREMRIE CRIE L7723, SEEITINEE
THETHHFERRER#{To, B, hE RSB O FOCs ik L U%FE
BEETHY, DITRELDT I 7 2ERT A FEILODVWTHEL MR TH

5ﬁ

A. TFEERY
WR—TnNFaFd s FANVT F
* — F {perfluorooctane

sulfonate:PFOS) X, ATRIIZERLE
hi-EBF#H7vy E2RIELE D
(fluorinated organic compounds :
FOCs) C, MNBEEh CTHfELE) v
5 EESREAL SR e, TRKEHE
< CRFFICHEZHL ] &0 SRR
BExHTDH, ZOERREEDT-DIC
AFHIL, 1950 £ 5 BT DR~
BRSO PTCIRASSEICERL
T&T,

WIE. MELLHERPOE FLHE
HOFAEEHMMLRHEIN D, RE
FTOEENLAEREEE T, BRI
FREA L 22T iE e 5 2 WE R E T
H5,

Focs @ /& i . Le/MS"? X ik
LC/MS-MS*® # B\ TiThbh b, BHIE
¥ Tz, otfFEah TR BN, v b
B OS A Ao -l ™0, BE

Zk 11—13)\ EE—\ j(ﬁ 14-15)71-;. 8'65)250
PE-T, & MREICBITS U X 3HR
21T LT S FERRESTR
THb,
REEEEEICE| & &, SEITHTRIE
A3 TPOPs D U A 7 §E iz ieid TOE b
BEEME=F ) 7 OdoRE
Ny QRFRIZET 585 REIFE
LTHEI 7z Te FMREOFM & BImF
Bll 217572912, RPRUCEES
PFOS & 3— Aot s Z ) —Fh
(perfluorooctancate:PFOA) @ 43 #T i
BRLBELSELE, TOER, R
IZOWTHE, 100m L OREZHWT
478 L ppt (ng/L) B L~ 3D PFOS
B PFOA ZREER ES a1k
PRRTAHAZENTEE, BFEIZOW
Tit, STEE LD T 5 o 7 ORIEN
fRE-ahd, BEPTHDH, MEOH
WHEiz>WTIi, Ko FE2E# LT,
RERIZ L AWM EEIIRBR L, Uk
DI LlzonT, BEt A,
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#1 LC/MSO T E#

HPLGC MS
Instrument. : Agilent 1100 Instrument : Aglent 1100MSD SL
Column : Zorbax XDB G-18(2.1x150mm) lonization : ESI
Mobile I:ohase'J : A:CH3CN Nebulizer : N2(50 psi)

B : 10mM CH3COONH4/H20 Drying gas + N2(10.0L/min, 350°C)

35 % A-(liner gradient Polarity : Negative

2% A/mink-45% A Fragmentor : 100V{PFOA), 200V(PFOS)

Flow rate 1 0.2 mL/min. Veap 1 4000V
Oven temp . 40°C SIM{m/z} ; Qy:499, Q,:500, Q,:99 (PFOS;
Injection volume : 100 pL 1 Qp413, Q369 (PFOA)

1} gradient: the proportion of A was 35% for the first 5 min; then increased to 45 % ;

then 45% A was maintained till 20 min.

B. HFEFE

1. RERCHH

1) PFOS R TF PFOA $E¥E : PFOS 11
Fluka %1 ¢ Perfluorooctansulfonic

acid Potassium salt (F.W. 538.22)
% . ProA i WAKO # @
Perfluorooctanoic acid (F.W.

414.07) BV, ThENEWHA F
AACTERE LT 1, 000 mg-C4F,;S0,"/L XK
¥ 1, 000 mg—CF,;CO, /L iZL7zb D%
FiRE LTHWe, ZORKEERR
ICHEEARL, RERTIOMER & 184
OFMENLESIZER L,

2) BRI— P 0P RFL Y
B2 -Rm Y AZ Y L—k
PREL, GEERY =F L TAY
Vo7 L HERL Presep—C Agri
(250 mg) ZREAL L., TAIT%
FEIE L7~ Presep~C Alumina 27 U —
YT oZRAEEI-FI 2T ELT
FNENFERALE, ThbDh— kY
v, Bml DA F ) — & bml DR
AFRTHEELTOHLHAWE,

3) BhAF K EERTIOFEE
UEFEI— MY vy URREHORE
WA A 2 7KiE, Presep—C Agri
ZBLPFOS L= L ThBERLRE,

4) TOMORE : A F /) —n i
WAKO #tD HPLCHZ, 7 b=F U
FEE{EFoRERE7 o~ A

ZER L, MkaricBlvwie1 4
~R 7 3 E D Tetrabutylammonium
hydrogen sulfate {% ACROS 4k HPLC
ZV—F%, #HiiEE O Methyl
tert-buthyl ether X WAKO #H: @
HPLC A& EFnEhER LK,

2. W LR

Rb oM E R, BEfED—
MU w ¥% Waters Concentrator
System Concentrator Plus (Z¥E&E L.
10 mL/min OFECREZ BB ST
To7-,

BEIT., SFESEHMHAEL
(33mL) IZFHE L, B L ERICEH
iS5 (DIONEX ASE-200) T
PFOS R TR PFOA #itH 29T - 7=,

3. iR

PFOS 2 TF PFOA D 4y#7iL. Agilent
1100 HPLC {= Agilent 1100MSD SL &
BOWEBELES L THVWE,

C. WFIEmE

1. . LC/MS 53#frdeft

PFOS X TR PFOA #RIBFOAT I 2D,
LC/MS RBGRHEFR LIZR LI LC @
AyBETT S AbX Zorbax XDB C-18 (2.1
X 150mm) %, BEHEERIZI7TE F=FU
J—10mM BffR 7 &= AIBHE % B
Wiz, MS 7 Z 7 A MEEI
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RREAR

WEDT TIC, W5 Fa (H1G0602051-3201.0)  ARFES, Neg, SPA Frag. 100 ({TT), "SRM1D A0

Presep—C Alumina F=4LEE

PFOA (m/z) =413 PFOS (m/z) =499

Ve

A
SO N

e e T

T T T
] 18 36,

T T
-] a 1o 2
MS01 TIC, MS Fia (H160602066-4001.00  AR-ES, Neg, SM Fray: 100 {TT), "ShM13.465°

Presep—C Alumina LB

#

5000 ] { i
li  PFOA {m/z) =413 f| PFOS (m/z) =499
o0 ' I &
3000 3 1 ' i
" i || l i
vy ! i
20007 IS - ]f L
1000 | — —_—
o o 18 12 12 16 18

Retention time (min)

Fgll R PFOS R PFOA @ LC/MS Zua~h7TAh

L E%:Presep-C Alumina K, TEk:Presep-C Alumina {£

PFOS (200V) - PFOA (100V) ., Vcap &
E X 4000V & L. negative D SIM
mode [ PFOS (@, : 499, Q, : 500, Q,:
99) - PFOA (Q,:413, Q, : 369) ] T&
WL,

LC/MS flZE#5 > PFOS & T} PFOA I,
=7 BNERVEIZERLLTERE
SEE L. REROERBREIIWTHhO
{temb 0.1pg/L LAEOMEETIE
BRARETH T, 0.1 pg/L IRED MS
rsaw b7 L ETOD S/N EHLE
H U8B R . PFOS230. 04 1 g/L
PFOA 23 0.05u g/L ThH Y, ERTRME
L PFOS B2 TRPFOA &b 0. 1ug/L BEE
&L,

2. Ror

FR 0 PFOS B TFPFOA #X, & MiED
BELHESTERETHDS, LC/MS T
HETHHEE, BBORENGHETL
T, TR & ERDOBIEBTAIRTH B,
ppt BREE LUV OREK ST TR,
Wit a v Z I x—Ta 2K

B L., oIz X < PFOS %k
H - ¥Rl a ke LT, BFEI—
Vo PR CThote, I TEA.
B A YT TRV - Presep—C Agri @
BfEI—FY v D2 DWTHRRE L,
BAH5R7 44— (ADVANTEC,
GA100, 1.0um) TAiE%. 100ml %
SBLT, 7RV PERNT
Presep~-C Agri B — VU v U %1F
LT PFOS Z i L7, 5mL O PFOS
AKTHEL, ERI— Y v P ORBER
21T o1, FhH L 7= PFOS #%. 3ul A #
J—=nERLUTHEHL, EE—VL
AL Imb EEE LT, LC/MS JIER
DIk & U=, LC/MS T LIE=Bo,
Roru< 77 7%#H 1(ER)
T L7, PFOS O — 2 (XEERTHETH
5%, PFOA IXIRER 53 DK MEMRE CA
PTAR—ZT A BT LEN, &
WMEITH LN TERP o7, FEIZ,
IV =Ty THEICOWTHRELE

iz

#5 R, Presep—CAlumina A— kY w3
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&2 R PFOA-PFOS SICHBITABRYVELD H A FEMEIREER

aE EnER e R EINES

No. PFOA PFOS PFOA PFOS PFOA PFOS
{ng/L) (ng/L) (ng/L} {ng/L) (96) {9%)

1 3.08 7.64 41.6 474 713 799

2 2.64 7.84 45.2 454 845 759

3 KN 7.18 39.8 45 13.7 75.1

4 3.08 1.24 44.4 474 829 79.9

5 2.92 7.3 44 50 82.1 85.1

18 2,96 7.44 43 47.04 80.07 79.2
sS.D. 0.20 0.29 2.24 1.99 4.47 398
CV(%) 6.59 3.84 5.20 423 5.59 5.03

NRI—OR%E5# (100mL)
2)HRM&E :50ng/L

M, SR E L e DR MM DORRE
WHTHo 7, Presep—C Alumina
TRV =T v TBREZEALE
SrEfEre—%H2 1T, LC/MS 7
nwhZS72K 1 (FE) TR L
= ZOBRIZB L= uw N T57
VX, PFOA D R 7 75 v FRIE
L. PFOA & PFOS Otk b vy —
T, Ihb 2 OREERNTRELR
RETHoT,

X2 DOarEifE7 o—iZfvy, [
—ORIZCEA5HOEVELEME
BREiTolz (R2), ZORBRIZAW:
ROME X, PFOA A% 2.96ppt. PFOS

RESITOBRIIL, avbt=x X
APT7TCHEALE B Y RYIC,
200nL. DRV —a UFEEZHEMLT,
REVFIAXLELOTITo72, 10g
ODHEBEREZFEEL THE AK
(ADVANTEC, 88R, 20x90mm, -V Wik
HE) [T AN, -30°CTHEE., HIEK
BEIT-o7 (24 FRRD), WESHEERELE
BEAED L OB BB, SEE
W ARV, AT L RE33m L
O (¢ :20mn, Height 120mm)
W AYBHO Y Py v 72D
FirTero—AR 7 4 % —(Dionex,
Size 1.983cm) #H AL, HEER L

(Dionex, HydromatrixTM) 5 g % AiL .

M3 7. 44ppt Thotz. & 50ng/L J2E
@ PFOA J2 TR PFOS 2 Fsh0 L 7= REREL
EHEIN L. PFOA A% 80.1%. PFOS
MBT79.2%¢ RFLERTH -, Kk
iX.Presep-C Agri THitH{%,Presep-C
Alumina TR OREEALAKE R L
BT V—rT v T THHFETHDB,
SWRELEDayZIXx—ark
KR L., BERMET, FREZEN
FeREL, V—F ST b 'SR S
WETha,

3. BEST

TxAFT A F#E (cell filter
instillation tool) T fRLAMNHEE
# 1-(Dionex, Size 1.983cm) #iFEA
L. B 1 (Dionex, HydromatrixTM) 5
g ARNTZ R F A ME (cell
filter instillation tool) T L
e OEER A EFREL. —IREBI
L7z, Zokiz, AEAH (&R
Li-BFEH L), tro—27 1%
—DEIZHE T, =RFA METHL
ABRPOEEEE LR E 28—
REBIZ Ui, i, BETAI T
* (ICN Biomedicals GmbH, ICN
Alumina B, Aki.1) 10g Z AR, D
FitEEEL g AR —R T 4N
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—FiE, =R A FETH—REE
W UAATE, HEAOT Yy KXy v
TERYAT, AVOHAT Y F¥yy o
TEIETLTR A METHIZH
L7eAR 6, B EEis sy —icf7
2 BZEM Y 5mm) ZRER L THDH, A
"ORAZ s RFF¥Fyuw 2y PLTE
(K 3), LR —  F T
—Drb Ay L, #3 OHHE
HIZHEL T, 100% A E /) —/T 2 (A
OEEME 5T -7,

60mL /3 7ILHRICIEE L=tk (9
50mL) % No.5C TAia#%. %3 10%LLTF
DAF ) —NEIZRD L DI PFOS

I 73 |

A8
[ADVANTEGC Glass fiber filter
GA100(1.0 ¢ m)]

| 5 En (1IGOmL ) |

BHh—k)v
(Presep—C _Agri)iEfia ‘
|

ERA—FIy TS
(5mI=_H§EFI’FOS7K)

P )—2F7oT
[Presep-C Agrl<FILZ+H—}
1)wi(Presep~-C Alumina) % & 5]

|

[E H @BmlA%/—L) |

[ ImL 5 B (N 3—2) |
|
A B
[Whatman, AUTOVIAL RS, 0.45
£ m, NYLON Filter Paper ]

[
l LC/MS I |
B2 Rawmra——k

K CH 800mL = FHFR L7,

Presep—C Agri Z—FV oA A
Farvtyhl—F#—iZkyblL, Z
DFERLIAY =NV BRAY BB X
HC, PFOS DEMRMH Z1T > 7, FEiB8
H—ho Sk TAEL—Z—TK
Fl L2 o EELE, % &/ PFOS
omL AX J—)VTCHEEEL, BEEE.
— I LT InL WK LTH S LC/MS ¢
ST EIToM (M4),

xm

EAErzs £
| (InftFaz RY2R)

H3 mEEgEmHE ST
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3 APOBEDILMEEY

Instrument

Cell size 33
Oven temperature 100
Pressure 1,500
Static time 10
Flush volume 20

Solvent

DIONEX ASE-200

mL

C

psi (=10.5MPa)

min

% of exraction cell volume

methanol 100% solution

Nitrogen purge 150 psi {=1MPa) for 120sec.
Extraction cycle twice

WMSD1 TIC, M5 Fla (HISOS100027-2601.0)  AM-ES. Neg SIM_Frag 100 {TT)
00 a
1804 E
1809 4 ?
100 2 PFOA 0.0Tippb i
17004 £ I
wi 3 e /|
w{ P N R Er g g Y PFOS 0.093ppb
o A /7 g
+00] e BN e E
e . I ) 12 " 18 1 i

MSD1 TG, M5 Fila (H150910023-2201.0)  AP-ES, Neg, BIM, Frog: 100 {TT)
1900 I

1 = !

1800 "'\ F ii‘"’“ PFOS 0.758ppb

3 1
. , i\ /l#— PFOA 0.705ppb [

] v !
120 ey \ § | |
wef FoAE S g - A !
0] ~0OANE L §sER g . ATl

YT AEA 2 E A I
] LA W2 g :
400} SRR . . RN H £
— R

- : I % y n ™ »

4 feda$ PFOS R PFOA @ LC/MS Ju<hr Ik

LB EEMORE,

X5 DEE7 o — - T, BRES
SHFLIZEED, LC/MS 7 u< b7 5 A
2H L, BREDOL (LB
HEEWRM) Oy uw YT AT,
PFOS R TOXPFOA D ¥ — 2 3. M H
EOHNFER—ZTF AL AZHELITL
EFW, ERABRARKETCER»- T,
BERRmL-fE (T 1ppb HAN)
T, E—7 OFRIZ v —7TEER

TERARERMUCRE

FIREZREE ¢, PFOS 7% 67%. PFOA 2%
63%DEWR R T - =, PFOS 122UV,
6 MOV IEL DD SHEMEIINES >
To (£4), TOFER, FHEIR
LI 8% L RiFe boo, ERFERD
T—H TREICEVENHEE L, 4
Bk 7S o2 ar ha—
TETWRWI EBHBALE,
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%4 BED PFOS S HICETZ2BYBLOBIFMERER"

No. nE aREY B =
(ng/Kg) (ng/Kg) (% )
1 26 1351% -
2 28 829 80
3 26 B55 83
4 24 782 75
5 30 838 81
5 27 853 83
ET 275 831.4 80.4
0. 1.52 29,64 2.96
cV(X) 5.51 3.586 3.69
1NNA—-—OEF %K (100mL)
2 FE O R :1000ng/Kg
I ERME =(FWE -27.5) x 106/1000
| M:H  (0.5mb) ]
BEX10eZRA __|
(ADVANTEC, 88R, 20x90mm) [ pHIO 14 R7—HFEM (ImL) |
(0.5M tetrabutylammonium hydrogen sulfate)
ol
(I=H N —h—_ -30°C) BEEEmM (2mL)
[ (0.25M B LR
REER
{24h) PREE RN (Ing)
| EEB‘I’_’%HZ}EE 1 {[1.2-13C]-Perfluorooctancic acid)
=30 BYEMN Gmb)
&55%%)&5 (methyl tert-buthyl ether (MTBE))
|
B (#950mL) 128 PFOS A EM | &> (Imin) |
|
| & B (#800mL) |

EEER R RS-
(Presep-C Agri, Waters
Sep-Pac Concentrator )

I
EEH—rI o ERE
(723%—91:;&%

B
(ZmL_ A2/—))

48
{ Whatman, AUTOVIAL RS,
NYLON Filter Media 0.45 4 m )

I
[ LC/MS JIE |
Es ®BESsH7O-1—)k

[ Eo5E (3000:m;10min) ]
| MTBERE 5 HR |

|
I ﬁ@ (A=

ARI— BB
(90%A%/—JL, 1mL)

|
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FIEEE L~ TRE Lz, LC/MS i2X 5 PFOS, PFOA DEBRFEZRM L. BHE
FEL LIC 1~100 1 g/L TOEENBTRE L 2o 77, (S EE PFOS, PFOA OB R
SONTHE, B&ESE L TESREAWTESERIZE VR L, TOKE. 15
JRIZ L D PFOS, PFOA ZSEREHE] - MBI THRE SN L E#RH L,

A. HFRER oo PFOS I DWTiL 3 BRHEH LEAE S

ABFFETiL, PFOS, PFOA AR HHEE B bo#ZRFEE L, #Fs7 e~ b
LT EMIERIZ B L, PFOS, PFOA it 777 7 HE4HFEEE (LC/MS/MS, TSQ7000,
AR EREAEBEL NV THITS  ThermoQuest 1, MY AR TFT—IWE

ZEEREME LT, BEIMS/MS > AT L) DLC/MS E— KT
* iﬁuﬁ L/T:u
B. BfREFE #q1 AREH—E
HPLC/MS{Z X % PFOS, LRT A UMA
PFOA DEE: 2., Agilent Zorbax XDB C-18
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DERFEEBRFT o RECC) =R
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perflucrooctane FI3VTob* | 3295 50—0 50—100
. . 95 0 100
sulfonic acid RAARGML TSQ7000
potassium salt, 98%). AFU—R ESI
PFOA ( CF;{CF,) (00", ﬁzﬁﬁi-:; o 2:\;
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VEREE AR LTS, I EIEERRERICSH D

- 153 -

2 5E+09

|y = 20780829 x + 59994586
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PFOS 021 11] 65| 213 4| 23[ 47 71
Run 5 PFOA 50 TOC o5 711 611 206] 4] 23] a7[ 71
L 9 EEE120rpn, IBAE25°C, pHT. 0
0f
10 —O— PFOS(0.8¢GAC/1) 80
20 —8—PFOS(3.82GAC/)) % PFOS —O—50mg/L.
o 307 —2—PFOA(0.8¢GAC/1) ® 60 | 08gGAC/L
= 40 | E —@— 50mg/L.
ﬁ 0o | —t—PFOA(3.9¢GAC/I) m , 3.85GAC/L
& gg i Runl g e ime/L
e | PR Ome/L_ =0l AgGAC/L
o ot 1mg/L.
.__
%0 | 8 ®  5gAC/L
100 - l B 0°¢ , . .
0 10 20 30 40 50 60 70 # 0 20 40 60 8 100 120
$2BETR (houn) " £EBIS R (hou)

B4 EHERFEINEOPFOS, PFOA#I AR
E#950me/L)BE O TE(TOCEHE M)

0r
10 —O—PFOS(0.4gGAC/1)
20 —8—PFOS(1.5gGAC/)
0§ —t— PFOA(0.4gGAC/1)
== &
& 40 —tt—PFOA(2.0eGAC/1)
'Hq 50 B
60 +
& Rund
70
g0 | PR Imy/L
950
100

0 10 20 30 40 50 60 70O
28050 (hour)

&5 SEHEREMEDOPFOS, PFOAR R
B img/L)iE ORI L(HPLC/MSER)

R L7, EREEHMEAZRNIICTE
4, BOD #RI3%& Run T 16 AFHE L. G
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